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Christine Wagner
US EPA Region 3
1650 Arch Street
Philadelphia, PA     19103-2029
 
Dear Christine,
 
Attached to this message you will find electronic files containing the validation report and validated data
for the Shiloh Church Road site, Case # R35727, SDG C0B37.  The validation of this case was
completed by the Region III Environmental Services Assistance Team (ESAT). 
 
Please contact ESAT's RPO, Eric Graybill by phone at 410-305-2665 or e-mail at Graybill.Eric@epa.gov
if additional assistance is needed.
 
TO # 0002                     TDF # 0120053
 
 

                   Sharon Roberson |Chemistry Data Manager| 410-305-3037 | Roberson.Sharon@epa.gov
                   ICF | 701 Mapes Road, Fort Meade, MD 20755-5350
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ICF 
ESAT Region 3 
US Environmental Protection Agency Environmental Science Center 
701 Mapes Road    Ft. Meade, MD  20755-5350 
Phone 410-305-3012 

  
Date:  May 1, 2020 
 
To:  ESAT Region 3 Project Officer 
   
 
From:   
  Validator 
 
    
  Reviewer 
 
Subject: Organic Data Validation (S4VM) 
  Shiloh Church Road 
  R35727 C0B37 
  
Overview  
 
This data package consisted of one (1) water sample and four (4) soil samples analyzed for volatile, 
pesticide and semivolatile target analytes.   
 
Analyses were performed by Chemtech (CHM). The samples were submitted to the laboratory directly 
by the sampling contractor. The laboratory indicated analyses were performed according to SW 846 
Methods 8260C, 8270D and 8081B. 
 
Data were validated according to the National Functional Guidelines for Organic Superfund Methods 
Data Review and applicable USEPA Region 3 modifications. Electronic validation was performed by the 
Electronic Data eXchange & Evaluation System (EXES). The validation report has been assigned the 
Superfund Data Validation Label S4VM (Stage_4_Validation__Manual).  
 
The following validation narrative is an evaluation of laboratory reported data based on the electronic 
data package received by Region 3 on January 7, 2020. The EDD provided was not consistent with EPA 
Region 3 format. The EDD was not revised as part of the validation and will not be provided with the 
validation report. 
 
Summary 
 
No significant data quality outliers or technical deficiencies were identified that required rejection of 
sample results.  Results required estimation due to calibration issues, surrogate recovery and Matrix 
Spike/Matrix Spike Duplicate (MS/MSD) recoveries. 
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Minor Problems 
 
In the semivolatile fraction, target analyte isophorone failed to meet the percent difference (%D) criteria 
in continuing calibration verification (CCV) standard BP001384.D. This analyte was non-detect in 
associated sample C0B40.  This non-detect is estimated and has been qualified “UJ”. 
 
In the pesticide fraction, the percent recovery for surrogate tetrachloro-m-xylene were outside the 
upper control limits in the initial and diluted analyses of sample C0B37.  Detected concentrations of 
pesticides in this sample are estimated and have been qualified “J”.  
 
Percent recoveries for target analytes in Matrix Spike/Matrix Spike Duplicate (MS/MSD) analysis of 
pesticide sample C0B37 were within control limits expect alpha-BHC, 4,4'-DDD and alpha-Chlordane had 
high recoveries.  Relative Percent Differences (RPDs) were with control limits expect alpha-BHC. 
Detected concentrations of these analytes in the parent sample are estimated and have been qualified 
“J”.   
 
Notes 
 
The laboratory reported non-detected results at the Method Detection Limit (MDL).  Non-detected 
results are not reliable below the Reporting Limit (RL).  The non-detected results were revised to the 
Reporting Limit (i.e., LOQ) and qualified “U”. 
 
Samples with detected concentrations for target analytes less than Contract Required Quantitation 
Limits (CRQLs) are estimated and have been qualified “J”. 
 
Pesticide results with %D >25% but <200% between the two analytical columns have been qualified “J”.  
The lower of the two (2) column results is reported. 
 
The method blanks in all fractions were free from contamination.   
 
The percent recoveries for volatile target analytes in the Laboratory Control Samples (LCS) 
(VX1224MBS01) analysis were with control limits.  No data were qualified based on LCS precision.   
 
Percent recoveries and RPDs for volatile target analytes in the LCS/LCSD (VD1226SBS01/ 
VD1226SBSD01) analyses were within control limits.  No data were qualified based on LCS/LCSD 
precision or accuracy. 
 
Percent recoveries and RPDs for volatile target analytes in the LCS/LCSD (VX1223WBS01/ 
VX1223WBSD01) analyses were within control limits expect tetrachloroethene had a high RPD recovery. 
Associated sample C0B53 was non-detect for this analyte.   No data were qualified based on these 
findings.   
 
The percent recoveries for semivolatile/pesticide target analytes in the LCS analysis were with control 
limits.  No data were qualified based on LCS precision.   
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In the volatile fractions, the following samples were initially analyzed at dilution to due high 
concentrations of target analytes.  The CRQL in these samples are elevated due to the dilution factor.  
No data were qualified based on these findings.   
 
Samples Dilution factors 
C0B37, C0B40 40x 
C0B38 20x 
 
In the semivolatile fraction, 2,4,6-tribromophenol failed to meet the percent difference (%D) criteria in 
continuing calibration verification (CCV) standard BP001384.D.  This analyte is used as a surrogate in the 
semivolatile analysis.  No qualification of the data is necessary based on the surrogate %D.   
 
In the semivolatile fraction, target analytes 1,4- dioxane, 2,4-dinitrophenol, 4,6-dinitro-2-methylphenol, 
4-nitrophenol, benzo(g,h,i)perylene, hexachlorocyclopentadiene, hexachloroethane, indeno(1,2,3- 
cd)pyrene and pentachlorophenol failed to meet the percent difference (%D) criteria in continuing 
calibration verification (CCV) standard BP00408.D. The associated samples are the diluted analyses of 
C0B37 and C0B38.  These analytes were not reported from the diluted analyses. No data were qualified 
based on these findings.   
 
Concentrations for the following target analytes exceeded the calibration range in the initial analysis for 
the sample listed below. These samples were reanalyzed at the dilution listed in order to quantitate 
these analytes within the calibration range.  Results for these analytes were reported from the dilution 
by the laboratory. There is no indication that these exceedance issues impacted subsequent sample 
analyses. 
 

Fractions Samples Dilution factors Analytes 
Semivolatile C0B37 5x Naphthalene 

C0B38 2x 3+4-Methylphenols 
Pest C0B37 10x 4,4-DDD 

 
Sample calculation checks were performed.  All calculated results had RPDs less than 5% of the reported 
results.  No sample data were qualified. 
 
Manual integrations were performed and identified by the laboratory.  A subset of these was evaluated 
and were found to be accurate and consistent.  No action was taken based on manual integrations. 
 
Tentatively Identified Compounds (TICs) are not reviewed by data validators. The validation qualifiers 
are applied by EXES electronic validation based on laboratory qualifiers. By definition, all compounds 
identified as TICs should be treated as tentative identifications and all reported results should be 
considered estimated. 
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Glossary of Organic Data Qualifier Codes  
Validation 
Qualifiers In order of descending precedence. Only one of these qualifiers may apply to any result. 

  
R The data are unusable. The sample results are rejected due to serious deficiencies in meeting QC criteria. The 

analyte may or may not be present in the sample. 
 

UJ The analyte was analyzed for but was not detected. The reported quantitation limit is approximate and may be 
inaccurate or imprecise.  
 

U The analyte was analyzed for, but was not detected above the level of the reported sample quantitation limit  
 

J The result is an estimated quantity. The associated numerical value is the approximate concentration of the 
analyte in the sample.  
 

J+ The result is an estimated quantity, but the result may be biased high. 

J- The result is an estimated quantity, but the result may be biased low. 

  
Additional 
Qualifiers Additional qualifiers may be combined with other qualifiers. 

  
N The analyte has been “tentatively identified” or “presumptively” as present. 

 
B The result is presumed a blank contaminant. This qualifier is used for drinking water samples only.  

C The target Pesticide or Aroclor analyte identification has been confirmed by Gas Chromatography/Mass 
Spectrometry (GC/MS). This qualifier may be added to other qualifiers. 
 

X The target Pesticide or Aroclor analyte identification was not confirmed when GC/MS analysis was performed. This 
qualifier may be added to other qualifiers. 

 







































































284 Sheffield Street, Mountainside, NJ 07092 Phone: 908 789 8900 Fax: 908 789 8922

CASE NARRATIVE

Weston Solutions
Project Name: R35727
Project # N/A
Chemtech Project # K6401
Test Name: VOC-TCLVOA-10

A. Number of Samples and Date of Receipt:
6 Solid samples were received on 12/20/2019.
1 Water sample was received on 12/20/2019.

B. Parameters
According to the Chain of Custody document, the following analyses were requested:
Pesticide-TCL, SVOC-TCL BNA -20, VOC-TCLVOA-10 and VOC-TCLVOA-10. This
data package contains results for VOC-TCLVOA-10.

C. Analytical Techniques:
The analysis performed on instrument MSVOA_D were done using GC column RTX-
VMS which is 20 meters, 0.18 mm id, 1.0 um df, Restek Cat. #49914. The Trap was
supplied by SUPELCO, K (VOACARB 3000) , TEKMAR LSC-2000 Concentrator.The
analysis performed on instrument MSVOA_X were done using GC column DB-624UI
20m 0.18mm 1.0 um. Cat#121-1324UIThe analysis of VOC-TCLVOA-10 was based on
method 8260C.

D. QA/ QC Samples:
The Holding Times were met for all analysis.
The Surrogate recoveries met the acceptable criteria.
The Internal Standards Areas met the acceptable requirements.
The Retention Times were acceptable for all samples.
The RPD for {VX1223WBSD01} with File ID: VX014200.D met criteria except for
Tetrachloroethene[22%] .

The Blank Spike met requirements for all samples .
The Blank Spike Duplicate met requirements for all samples .
The Blank analysis did not indicate the presence of lab contamination.

The % RSD is greater than 15% in the Initial Calibration method (82D122419W.M) for
Acetone this compound is passing on Quadratic Regression and Methylene Chloride this
compound is passing on Linear Regression .

The % RSD is greater than 15% in the Initial Calibration method (82X121319W.M) for
Carbon Disulfide, Bromochloromethane thise compounds are passing on Linear
Regression.
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The Continuous Calibration met the requirements .
The Tuning criteria met requirements.    
      
Samples C0B37, C0B38 and C0B40 were run directly in methanol with dilution due to
sample have organic smell and high PID readings.

E. Additional Comments:
Both water and soils are for 7 day TAT as per conversation with client.

Samples for MS/MSD for VOC analysis were not provided with this set of samples. 
The Blank Spike Duplicate is reported with the data.

F. Calculation:

Water Calculation in ug/L =  (A x )(I s ) (Df)
                                                  (Ais) (RRF)(V0) 
Where,
Ax = Area for the compound to be measured 
Ais = Area for the specific internal standard
 Is = Amount of internal standard added in nanograms (ng)
 RRF = Relative response factor of the initial calibration curve standard.
 Vo = Volume of water purged in milliliters (mL)
 Df = Dilution factor. 

Low Level Soil Calculation in ug/Kg dry weight basis  = (A x )(I s ) (Df)
                                                                                            (Ais) (RRF)(Ws)(D) 

Where,
 Ax = Area for the compound to be measured
 Ais = Area for the specific internal standard
 Is = Amount of internal standard added in nanograms (ng)
 RRF = Relative response factor of the initial calibration curve standard.
 Df = Dilution factor
 Ws= Weight of sample
 D= 100 - %moisture
             100

High Level Soil Calculation in ug/Kg dry weight basis = (A x )(I s ) (Vt) 1000 (Df)
                                                                                               (Ais) (RRF)(Va)(Ws)(D)
 Where,
 Ax = Area for the compound to be measured
 Ais = Area for the specific internal standard
 Is = Amount of internal standard added in nanograms (ng)
 RRF = Relative response factor of the initial calibration standard.
 Vt = Total volume of methanol extract in milliliters (mL), (usually 10 mL)
 Va = Volume of aliquot in microliters (uL) (usually 100 uL)
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CASE NARRATIVE

Weston Solutions
Project Name: R35727
Project # N/A
Chemtech Project # K6401
Test Name: SVOC-TCL BNA -20

A. Number of Samples and Date of Receipt:
6 Solid samples were received on 12/20/2019.
1 Water sample was received on 12/20/2019.

B. Parameters
According to the Chain of Custody document, the following analyses were requested:
Pesticide-TCL, SVOC-TCL BNA -20, VOC-TCLVOA-10 and VOC-TCLVOA-10. This
data package contains results for SVOC-TCL BNA -20.

C. Analytical Techniques:
The samples  were analyzed on instrument  BNA_P using GC Column DB-UI 8270D
which is 20 meters, 0.18 mm ID, 0.36 um dfThe analysis of SVOC-TCL BNA -20 was
based on method 8270D and extraction was done based on method 3541.

D. QA/ QC Samples:
The Holding Times were met for all analysis.
The Surrogate recoveries met the acceptable criteria.
The Internal Standards Areas met the acceptable requirements.
The Retention Times were acceptable for all samples.
The Blank Spike met requirements for all samples .
The Blank analysis did not indicate the presence of lab contamination.
The Initial Calibration met the requirements .

The Continuous Calibration File ID BP001384.D met the requirements except for
Isophorone is failing marginally low and 2,4,6-Tribromophenol is failing high but no hit
in any samples so no corrective action required.

The Continuous Calibration File ID BP001408.D met the requirements except for 1,4-
Dioxane,2,4-Dinitrophenol,4,6-Dinitro-2-methylphenol, 4-Nitrophenol,
Benzo(g,h,i)perylene, Hexachlorocyclopentadiene,Hexachloroethane,Indeno(1,2,3-
cd)pyrene and Pentachlorophenol are failing low but only dilution samples analysed
under this CCAl so no corrective action required.

The Tuning criteria met requirements.          

Samples C0B37, C0B38 were diluted due to high concentrations.
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E. Additional Comments:
The Form 6 is not included in the data package because the Initial Calibration was
performed using 7 points.

Please use %D calculated based on Avg RF and CCRF for all compounds using Average
Response Factor when the %RSD value for a compound is <15% for the Initial
Calibration curve and use %D calculated based on Amount added and Calculated amount
for all compounds using Linear Regression when the %RSD value for a compound is >
15% for the Initial Calibration curve for SW-846 analysis.

F. Manual Integration Comments:
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CASE NARRATIVE 
 
 
Weston Solutions 
Project Name: R35727 
Project # N/A 
Chemtech Project # K6401 
Test Name: Pesticide-TCL 
 
A. Number of Samples and Date of Receipt: 
6 Solid samples were received on 12/20/2019. 
1 Water sample was received on 12/20/2019. 
 
B. Parameters  
According to the Chain of Custody document, the following analyses were requested: 
Pesticide-TCL, SVOC-TCL BNA -20, VOC-TCLVOA-10 and VOC-TCLVOA-10. This 
data package contains results for Pesticide-TCL. 
 
C. Analytical Techniques: 
The analysis was performed on instrument ECD_L.  The front column is ZB-MR2 which 
is 30 meters, 0.32 mm ID, 0.25 um df, Catalog #: 7HMG017- 11  The rear column is ZB-
MR1 which is 30 meters, 0.32 mm ID, 0. 5 um df,: Catalog # 7HM-G016-17.  .The 
analysis of Pesticide-TCLs was based on method 8081B and extraction was done based 
on method 3541. 
 
D. QA/ QC Samples: 
The Holding Times were met for all analysis. 
 
The Surrogate recoveries met the acceptable criteria except for  
C0B37 [Tetrachloro-m-xylene(1) - 318%],  
C0B37DL [Tetrachloro-m-xylene(1) - 390%],  
C0B37MS [Tetrachloro-m-xylene(1) - 449%] and 
C0B37MSD [Tetrachloro-m-xylene(1) - 494%]. 
 
The Retention Times were acceptable for all samples. 
 
The MS {K6401-02MS} with File ID: PL055188.D recoveries met the requirements for 
all compounds except for 4,4-DDD[949%], alpha-BHC[186%] and alpha-
Chlordane[191%] . 
 
The MSD {K6401-03MSD} with File ID: PL055189.D recoveries met the acceptable 
requirements except for 4,4-DDD[903%] and alpha-Chlordane[187%] . 
 
The RPD for {K6401-03MSD} with File ID: PL055189.D met criteria except for alpha-
BHC[57%] . 
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Data Validation Checklist - Organics 

TDF #: 0120053 Case/DAS #:  R35727 
Site Name: SHILOH CHURCH ROAD SDG #: C0B37 
Program:        ☐ CLP       ☒ Tier IV     ☐ Other DV Type:  ☒ Org  ☐ Ino ☐ HiRes ☐ Rad ☐ Asb 
Parameter: VOA/SVOA/PEST DV Regional Level:  M3 
SOW/Method: SW 846 Methods 8260C, 8270D, 8081B DV Stage:  S4VM 
Laboratory Code: CHM Reviewer  

 

ESAT Region 3/ICF 3
 R35727_C0B37_Dvreview_Orgchecklist_V4_Combined.Docx 
 

 
Reviewed By: _____   _____________________________ Date:  ___5/18/20____ 
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